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AHHOTanusi: B paboTe MPE/ICTABICHO UCCIEIOBAHHE AKTHBHBIX COCTABOB METAJNIONOPUCTOTO
karoga (MIIK) 6a30BbIMH MeTOJaMH OIIEHKH M METOJOM peHTreHoda3zoBoro aHamuza (PDA).
OTMeueHbI 3aKOHOMEPHOCTH BIIUSIHUS BBISIBJICHHBIX MAPaMETPOB HA IMUCCHOHHYIO CIIOCOOHOCTD
MIIK.

KaroueBsble ciioBa: MGTEU'IJ'IOHOpI/ICTHﬁ KaTod, aKTUBHOC BCIICCTBO, peHTI‘eHO(I)%BOBLIﬁ aHaJIns3.

1. BBenenue

N3BecTHO, YTO OJHUM W3 BAXKHBIX (AKTOPOB, BIMSIONINX HA YMUCCHOHHBIE CBOWCTBA
Metautonopuctoro karoga (MIIK), sBasercs coctaB ero aktuBHOrO BemiecTBa (AB), B
YaCTHOCTH, aJllOMOCWIMKaTra Oapusi-kaiplius. B cBoro ouepenb, CBOMcTBa cocraBa
OTIPECTSAIOTCA KaUeCTBOM HCXOJHBIX KOMIIOHEHTOB U CTPOTUM COOJIIOJIEHUEM TEXHOJIOTUU
€ro U3roToBJIEHUs. B peanbHOCTH MONYyYUTh MOJHOCTHIO MJACHTHUYHbBIE aKTUBHBIE COCTaBbI
HEBO3MOJKHO HM3-3a HAIM4YUs pazdpoca (B TOMyCTUMOM JUaIa30HE) MapaMeTPOB UCXOTHBIX
KOMITIOHEHTOB U TEXHOJIOTMYECKOT0 MPoLecca, MPH CoOI0IeHINH KOTOpbIX AB Tem He MeHee
JOJKHO 0071afaTh HaAJEKAUUMH SMUCCHOHHBIMH CcBoMcTBaMHU. OJIHAKO MPH CEPUWHOM
nzrorosneHnr MIIK nns CBY npuGopoB ObUIO OTMEYEHO, YTO SMHUCCHOHHBIE TapaMeTphl
TOTOBBIX Y3JIOB, MOMaAasi B TEXHOJOTHYECKYIO HOPMY IO AMHUCCHHM, MOTYT OTJIMYaThCS
JOCTATOYHO CHJIBHO TIPU TMPOYUX PABHBIX KOHCTPYKTOPCKUX U TEXHOJOTMUYECKHUX
napaMmeTpax U3roTOBJICHHS KaTOJIOB.

CornacHoO MPUHATOW Ha MPEANPUATAN TEXHOJOTHH, KAa4eCTBO AKTUBHBIX COCTaBOB
MIPOBEPSIETCS] METOAOM XMMHUYECKOTO aHallu3a ¢ ONpeAeNIEHUEM MAacCOBBIX J0JEeH OKCHUIOB
Oapwusi, KabIvsl, ATIOMUHUS U KPEMHUS, a TAKIKE OIPEIeTICHIEM dMUCCUOHHBIX TTaPaMETPOB,
B YaCTHOCTH, XapaKTePUCTHUECKOI TeMIlepaTyphbl kKaToa-cBuaeTens B auoae. Hecmotps Ha
3TH MPOBEPKH, B TOTOBBIX y3JaX HAOIIONAIOTCS TEHACHIIUU, KOTJAa OT MAPTUU K MMapTUH
uMeeTcs pa30poc Kak Mo MPOIEHTY TOAHBIX KaTOJ0B, TaK U IO SMUCCHOHHBIM MTapaMeTpam.

B cBsi3u ¢ 3THM TpesiaraeTcst HCIOIb30BaTh COBPEMEHHBIN METOJI pEHTTeHO()a30BOTO
aHanmu3a (PDA) akTHBHBIX COCTaBOB M WX HCXOJIHBIX KOMIIOHEHTOB, KOTOPBIM JacT
MH(POPMAIIHIO O KaYeCTBE 3MHUCCHOHHOTO BEIIECTBA JI0 MPONUTKU KaTo10B. [ cepuitHOro
UCIOJIb30BAaHUS JIaHHOTO MeToJa NoTpedyeTcss HaOOp CTAaTHUCTUYECKUX JAaHHBIX IS
BBIPA0OTKH KPUTEPHUEB TOJHOCTH M UX COMIOCTABIICHUS C YK€ HCIIOIh3yeMbIMU METOIUKAMH,
a B MOCJEIyIOIeM, BO3MOXXHO, U OTKa3 OT HUX JJISi CHHDKEHUS TPYJOEMKOCTH.

2. Pe3yabTaThl HCCIe10BAHUI

Jns uccrnenoBanus ObUTM BBIOpPAHBI JIBE MApTUH aKTUBHOTO COCTaBa aTFOMOCHIIMKATA
Oapus-kanpius ¢ cootnomenueM 3BaO 0,5Ca0 AlbOsz 0,5S10,. McxonHble HaBECKH st
CHHTEe3a 00erX MapTHil ObUTH OJWHAKOBBI. JTallbl M3TOTOBIICHHS: TIEpEMEITUBAHKE, CYIIIKa,
CIIEKaHue, CYIIKa JI0 IIOCTOSTHHOTO Beca U MPECCOBAaHUE B MITAOWKH, , CTICKAHUE W 3aUHCTKA
TaKKe ObUIM HIECHTHYHBI B PaMKaxX TEXHOJOTHYECKUX JOMyckoB. [lo mepe roTtoBHOCTH
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COCTaBBI MPOIUIA KOHTPOJIb METOJIOM XHUMHUYECKOTO aHajau3a MO CEPUHHON TEXHOJIOTHH,
KpUTEpPUEM KOTOPOTO SIBISIETCS KOJUYECTBEHHOE COOTBETCTBHE MACCOBBIX JIOJIEH OKCHJIOB
Oapusi, Kalubllvs, aTIOMUHUS WM KPEMHHS YCTAaHOBJICHHBIM JUamna3oHaM. Pe3ynbraTel
M3MEpEHUI COCTAaBOB U KPUTEPHUH OLICHKHU MpPEeCTaBlIeHbI B Tabuuie 1.

Ta6auna 1. [TapameTpsl aKTUBHBIX COCTABOB

MapTus BaO, % Ca0, % ALOs, % Si0:2, %
1 76,1 4,67 14,95 4,28
2 75,08 3,75 15,05 6,12
Dranon 72,2-76,2 3,0-6,0 14,9-17,9 3,4-6,4

W3 tabmuuer 1 crnemyer, ytro o0e NHapTHUH SBIAIOTCS TOAHBIMH IO KPUTEPHUIO
XMMHUYECKOTO aHalu3a, OJHAKO [eNaTh BBIBOJ O TOM, Kakoi cocTtaB Oyner Oosee
SMHUCCUOHHO-aKTUBHBIM, 10 TUM JJaHHBIM HE IPEJCTABIISAETCS BO3ZMOXKHBIM.

Jlns cnenyromero stana nposepku AB Ob11u coOpaHbl TUO/IBI C KaTOIaMHU-CBUICTEISIMU
Ha [IpEAMET OINIPEIEIICHUS XapaKTEPUCTUUECKOU TeMIieparypsl Tx, IpU KOTOPOM TOK KaToaa
yMeHbaercs Ha 10% u qanpHeillee CHUKEHUE TEMIIEPATYPbI COPOBOXKAAECTCS NEPEXOIOM
pa®oThl KaToJa M3 peXKHUMa OrPAHWYEHHUS MPOCTPAHCTBEHHBIM 3apsiioM B PEXKHUM
orpaHuyeHusi Toka. Tak, g karojga ¢ nmponuTkoil AB 1 mapTum u3MepeHue mokasanio
Tx=958 °Cspx, 151 kaToaa ¢ nmponutkoit AB 2 maptun - Tx=930 °Cspx 17151 NIOTHOCTH TOKA
j=1 A/cm? ipu HopMme st HenokphIToro katoaa <1000°Cyp.. 13 3TOro sTama ciemyer, 4ro
o0e MmapTuUu TakXKe MOMAaJaroT B KPUTEPUH TOIHOCTH, mpu 3ToM AB 2 maptum oGmamaer
JIy4IIel SMUCCHOHHON aKTUBHOCTBHIO.

Ob6a cocTaBa OBUIM UCIIONB30BAaHBI IPU B CEPUHHOM IPOHM3BOJICTBE OJHOTO U TOTO XKe
u3nenus. Jlns KaromoB, MPONMMUTAaHHBIX JByMs mnaptusmu AB, ObUTH ompeseseHbl
xapaktepuctuueckue HanpspkeHus Unx (Tpu koTopoM npoucxoaut 20% craj 1o ToKy), Kak
KpUTEpUi SMIUCCHOHHOM criocoOHocTH. /{7151 kKato0B, mpornuTanHbix 1 maptueit AB, cpennee
3HAUEHUE XapaKkTepucTudeckoro HampspkeHus coctaBuio Uwnxi=10,44 B, mig xatonos, c
nponutkoil 2 maptueit AB - Uuxx=10,16 B npu Hopme 1151 aToro uzaenus <10,5 B. Kpome
TOT0, KOJTMYECTBO OPaKOBAHHBIX 110 SMUCCUU Y37I0B 1Jis 1-if maptuu AB oka3zanocs 6osblie,
qyeM Ui 2-H.

Jnis monydeHus: JOMOJIHUTENIbHONM HMH(pOpMAMM O KauecTBe aKTUBHBIX COCTaBOB M
BO3MO>XHOM MMOHMMAHUHU BIUSHUSA UX XUMUYECKUX CBOMCTB HA IMHCCHOHHYIO CIIOCOOHOCTD
ObUT mpoBeAeH peHTreHogazoBblii aHanmu3 (PDA) MCXOTHBIX KOMIOHEHTOB IS CHHTE3a
OMHUCCHOHHBIX COCTaBOB (pUCYHKH 1-4), a Takxke obeux maptuii AB (pucynkm 5-6) c
npUMeHeHHeM peHTreHoBckoro audpaxromerpa JJPOH-8T u 6a3b1 nanusix PDF-2.
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—BaCO03.txt (User Experimental Pattern) —Ba (C 03 ) - 01-076-2825 (Stick, Fixed Slit Intensity, Intensity: 111.0%)

Pucynok 1. [ludpakrorpamma odpasia HCX0JHOro KapOoHaTa Oapusi U COMOCTABICHUE C KAPTOUKOMH
kapOoHaTa Gapwus.
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—CaC03.txt (User Experimental Pattern) —Ca (C03) - 01-072-1937 (Stick, Fixed Slit Intensity, Intensity: 103.0%)

Pucynox 2. Jludppakrorpamma obOpasiia HCXOAZHOTO KapOOHaTa KaibIMA M COIOCTABICHHE C
KapTOYKOU KapOOHATA KAJBIIHSL.
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Pucynok 3. Iuppaxrorpamma oOpasna HCXOTHOTO THAPOKCHIA ATIOMHHHUS M COIIOCTABICHHE C
KapTOYKOHN THIPOKCHIA ATFOMHUHUSL.
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—Si02.txt (User Experimental Pattern)

Pucynoxk 4. [luppaxrorpamma o0pasna HCXOTHOTO OKCHIA KPEMHUSI.

Jnis cuHTe3a 00eux mapTuil B KauyecTBE MCXOJHBIX KOMIIOHEHTOB MCIIOJIb30BAJINCh
THJIPOOKHCH AJTIOMUHHUS U OKCHJI KPEMHHSI OMHAKOBBIX MTAPTHIA, @ TApTUH KapOOHATOB Oapus
U KaJIbLIUS OTJINYAIIUCh.

P®A kapbonara Gapus (pucyHok 1), Bxoasiero B coctaB 1 mapruun AB nokasai, 4ro
peareHT MMeeT LIYM €O 3HAa4UTENbHON HWHTEHCHUBHOCTBIO, YTO TOBOPUT O HHU3KOU
KPUCTAJUIMYHOCTH OCHOBHOU (pazpl. POA kapOoHata Kajblus (PUCYHOK 2), BXOJSILIETO B
coctaB 2 maptuu AB, W rugpokcuaa aalOMUHHUS TOKa3ald, 4YTO PEareHThl XOPOIIO
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OKpHUCTAJIM30BAHbI, IIMKW Ha I[I/I(l)paKTOI‘paMMe MOJIHOCTBIO COOTBCTCTBYIOT IIMKaM B
KapTOYKaxX COOTBETCTBYIOIIMX PEAreHTOB, a OKCUJl KpeMHHUsI (PUCYHOK 4) nMeeT aMOphHYIO
CTPYKTYPY, TOCKOJIbKY HaOJII0AaETCs TOJIBKO Trajio okouso 20°.
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—amomocuamkar 1 .txt (User Experimental Pattern) — Ba2 Si 04 - 01-087-3378 (Stick, Fixed Slit Intensity, Intensity: 25.0%)
Ba5 Ca Al4 012 - 00-015-0074 (Stick, Fixed Slit Intensity, Intensity: 87.0%) — Al (0 H )3 - 01-089-4333 (Stick, Fixed Slit Intensity, Intensity: 36.0%)

Pucynoxk 5. Iudpaxrorpamma obpasia UCXOTHOTO aTFOMOCHIIMKATa MAPTHH | M CONOCTABIICHHE C
KapTOYKaMU CHIIUKATa Oapusi, OKCHIIA aTFOMOKAIbIUIOapHsl, THAPOKCUIA ATFOMUHUSL.
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—amomocwmmkatr 2 txt (User Experimental Pattern) — Al (0 H )3 - 01-089-4333 (Stick, Fixed Slit Intensity, Intensity: 37.0%)

|~ Ba5 Ca Al4 012 - 00-015-0074 (Stick, Fixed Slit Intensity, Intensity: 91.0%) — Ba2 Si 04 - 01-087-3378 (Stick, Fixed Slit Intensity, Intensity: 22.0%)
Pucynok 6. [ludpakrorpamma obpasua UCXOIHOTO aJTIOMOCWINKATA MAPTHH 2 U COIOCTABJICHHE C
KapTOYKaMHU CHJIMKATa OapHs, OKCUAA aTIOMOKAIBIUSIOAPHS, THAPOKCUIA aTIOMUHUS.

W3 pucyHkoB 5-6 cienyer, 4To allfoMOCUINKAT | 1 2 mapTuu UMEIOT OJIMHAKOBBIM HaOOp
MHTEHCUBHBIX MUKOB U OTJIMYHOE APYT OT Apyra OTHOILIEHHWE MHTeHCUBHOCTEH. OOpasiibl
AIFOMOCHUJIMKATOB IIJIOXO OKpHCTAIIN30BaHbl. CaMmble MHTEHCUBHBIC MUKU MPHHAIIEKAT
daze BasCaAlsO12, BeposTHO, sBIstOmEHCS OCHOBHOW. I[lukum, wuMmeromme Mamyro
MHTCHCUBHOCTh, CIMBAIOTCA C (POHOM, UTO 3aTPYAHSET XapaKTEpUCTHKY oOpasnoB. B
oOpa3iax aJloMOCHINKATOB Oapusi HalICHbI JONOJHUTENIbHbIE TMKU BTOPOCTENEHHBIX (a3:
THJIPOKCUAA aJIOMHHUA U cuimkara Oapus. IlpucyrctBue (assl pearenra (THAPOKCHI
QTIOMUHMSI) WM TPOMEKYTOUYHOTO BEIIEeCTBA (CHUIMKAT Oapusi) CBUICTEIBCTBYET O
HETIOJHOM pearupoBaHMU B Ipoliecce U3roTosieHus. [Ipu qomyctumom pazopoce 1000t u3
peareHTOB BIOJIHE MOT OBITh B3ST C HM30BITKOM WJIM HEJOCTaTKOM B CPaBHEHHH CO
CTEXHOMETPHUEH, YTO U MPUBOAUT K PA3IHUHUIO MApTHii IO ()a30BOMY COCTaBY.

W3 mpoBeneHHOro aHanM3a CJlelyeT, YTO MMapTUU aTIOMOCHJIMKATOB CXOJAHBI I10
XMMHUYECKOMY COCTaBy, OTJIMYHBI MO (Pa30BOMY COCTaBy, M O3TO CKa3bIBaeTCs Ha HX
SMHUCCHOHHBIX CBoMcTBax. [IpuuMHAMM 3TOro MOTYT OBITh KakK KayeCTBO HCXOIHBIX
KOMIIOHEHTOB, TaK M OCOOEGHHOCTM CHHTe3a. B nanpHelmeM I1utaHupyercs Habop
CTaTHUCTUYECKUX JAHHBIX M BBIPAOOTKAa KpUTEPHUS ONTHUMAJbHBIX MapameTpoB AB,
u3MepsieMbix MetoioM PDA.
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